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One-pot synthesis of 5-ene-4-aminothiazol-2(5H)-ones and chromeno[2,3-d]thiazol-2-ones
Danylo
Materials and methods
The starting 4-thioxo-2-thiazolidinone (isorhodanine) [1, 2] and 4-aminothiazol-2(5H)-one [3] were obtained according to methods described previously. Melting points were measured in open capillary tubes on a BŰCHI B-545 melting point apparatus and are uncorrected. The elemental analyses (C, H, N) were performed using the Perkin-Elmer 2400 CHN analyzer and were within ±0.4% of the theoretical values. The 1 H-NMR spectra were recorded on Varian Gemini 400 MHz and 13 C NMR spectra on Varian Mercury-400 100MHz in DMSO-d 6 using tetramethylsilane as an internal standard. Chemical shifts are reported in ppm units with use of δ scale. Mass spectra were obtained using electrospray ionization (ESI) techniques on an Agilent 1100 Series LCMS.
General procedure for 5-ene-4-aminothiazol-2(5H)-ones (1)
A mixtures of isorhodanine (5 mmol), appropriate aldehyde (5 mmol) and ethanolamine (5 mmol) was heated at reflux for 2 h in EtOH (10 mL). After cooling the formed precipitated was filtered off, washed and recrystallized from EtOH. 
(Z)-5-(4-Chlorophenylmethylidene)-4-(2-hydroxyethylamino)-thiazol-2(5H)-one (1a)
.
(Z)-5-(4-Bromophenylmethylidene)-4-(2-hydroxyethylamino)thiazol-2(5H)-one (1b
(Z)-5-(4-Methoxyphenylmethylidene)-4-(2-hydroxyethylamino)thiazol-2(5H)-one (1d
(Z)-5-(2-Hydroxyphenylmethylidene)-4-(2-hydroxyethylamino)thiazol-2(5H)-one (1f
General procedure for chromeno[2,3-d]thiazol-2-ones (2)
A mixtures of 4-aminothiazol-2(5H)-one (5 mmol), appropriate salicylic aldehyde (5 mmol) and sodium acetate (5 mmol) were heated at reflux for 2 h in a mixture of AcOH and Ac 2 O (10 mL, 1:1) .
After cooling, the formed precipitated was filtered off, washed with AcOH, H 2 O and EtOH and recrystallized from AcOH or a mixture of DMF : EtOH (1:1) . Calcd. for C 10 H 5 NO 2 S: C, 59.10; H, 2.48; N, 6.89; Found: C, 59.30; H, 2.60; N, 6.70%. 
Chromeno[2,3-d]thiazol-2-ones (2a)
7-Bromochromeno[2,3-d]thiazol-2-ones (2b).Yield
7-Chlorochromeno[2,3-d]thiazol-2-ones (2c).Yield
5,7-Dichlorochromeno[2,3-d]thiazol-2-ones (2d
Tranformation of chromeno[2,3-d]thiazol-2-one
(2 mmol) in a mixture of AcOH (3.5 mL) and 37.5% HCl (1.5 mL) was heated at reflux 2.0 h. After cooling, the formed precipitated was filtered off, washed with H 2 O and EtOH and recrystallized from 5-(2-Hydroxyphenylmethylidene)-4-(2-hydroxyethylamino)thiazol-2(5H)-one (1f ) . A mixtures of chromeno [2,3-d] thiazol-2-one (2a) (2 mmol) and ethanolamine (2 mmol) was heated at reflux for 2.0 h in EtOH (5 mL). After cooling, the formed precipitated was filtered off, and EtOH and recrystallized from EtOH. Yield 72%. Spectral and analitycal data see 1.2.6. 5-(4-Bromophenylmethylidene)-4-(2-hydroxyethylamino)thiazol-2(5H)-one (1b) (Z)-5-(3,4-Dimethoxyphenylmethylidene)-4-(2-hydroxyethylamino)thiazol-2(5H)-one (1c) . 5-(2-Hydroxyphenylmethylidene)-4-(2-hydroxyethylamino)thiazol-2(5H)-one (1f) 
(Z)-
Copy of target compounds spectra (Z)-5-(4-Chlorophenylmethylidene)-4-(2-hydroxyethylamino)-thiazol-2(5H)-one (1a)
(Z)-(Z)-
7-Chlorochromeno[2,3-d]thiazol-2-ones (2c).
6-Acetyloxychromeno[2,3-d]thiazol-2-ones
Crystal structure determination for 4-aminothiazol-2(5H)-one
Crystallographic data for 4-aminothiazol-2(5H) In the crystal lattice of 4-aminothiazol-2(5H)-ones the molecules are combined by hydrogen bonds N7-H7B-N3i in dimers, and the latter by hydrogen bonds N7-H7A-O6ii pair of antiparallel chains, growing alternately in the directions [110] and [1] [2] [3] [4] [5] [6] [7] [8] [9] [10] (Fig. S1) . The pair of dimers in the chains are coplanar and lined up to form a two-dimensional form with the plane of the strip width of about half the network parameter c, seted the parallel alternately once a plane (-115), one plane (11-5). Table S9 .
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